Method A: To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.100 g, 0.429 mmol), MgCl 2 (0.042 g, 0.44 mmol), LiI powder (0.116 g, 0.866 mmol), ethyl acetate (0.85 mL), triethylamine (0.30 mL, 2.2 mmol), and TMSCl (0.22 mL, 1.7 mmol) were added sequentially. After 10 minutes 4-methyl-2-pentenal (3a, 150 µL, 1.28 mmol) was diluted to 0.75 mL with ethyl acetate and added via syringe pump over three hours. The reaction mixture was analyzed by GC (~71% diastereomeric purity) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was purified by MPLC (30% EtOAc/70% Hexanes) to give 0.080 g (56%) of 2a.
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1 H NMR (500 MHz, CDCl 3 ) δ 7. 5H, ArH), 5.74 (dd, J = 15.5, 6.5 Hz, 1H), 5.46 (ddd, J = 15.5, 7.5, 1.0 Hz, 1H), 4.70 (dddd, J = 10.5, 7.0, 3.0, 3.0 Hz, 1H), 3H) , 3.94 (app p, J = 7.0 Hz, 1H), 3.31 (dd, J = 13.5, 3.5 Hz, 1H), 2.77 (dd, J = 13.5, 9.5 Hz, 1H), 2.52 (s, 1H, -OH), 2.32 (app octet, J = 6.5 Hz, 1H), 1.16 (d, J = 7.0 Hz, 3H), and 1.01 (d, J = 6.5 Hz, 3H). 13 C NMR (125 MHz, CDCl 3 ) δ 176. 6, 153.7, 141.5, 135.4, 129.7, 129.2, 127.5, 127.4, 76.1, 66.2, 55.7, 43.6, 38.0, 30.9, 22.44, 22.42, 14.8 GC-MS (silylated) t r = 13.4 min; m/z: 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, 2967 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 2937 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 2875 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1779 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1698 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1455 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1389 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1352 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1291 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1211 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1112 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1078 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1054 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1030 403, 388, 360, 347, 305, 290, 270, 250, 226, 211, 183, 171, 117, 91, 81, and 73. IR (neat) 3490, 3063, 3033, , 1013 , and 811 cm -1 .
TLC R f = 0.53 in 30% EtOAc in Hexanes.
[α] rt = 25.5° (c = 0.815, CHCl 3 ). To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.100 g, 0.429 mmol), MgCl 2 (0.042 g, 0.44 mmol), LiI powder (0.116 g, 0.866 mmol), ethyl acetate (0.85 mL), triethylamine (0.30 mL, 2.2 mmol), and TMSCl (0.22 mL, 1.7 mmol) were added sequentially. After 10 minutes crotonaldehyde (3b, 107 µL, 1.28 mmol) was diluted to 0.75 mL with ethyl acetate and added via syringe pump over three hours. The reaction mixture was analyzed by GC (90% diastereomeric purity) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was purified by MPLC (30% EtOAc/70% Hexanes) to give 0.086 g (66%) of 2b.
Method B:
To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.200 g, 0.858 mmol), MgCl 2 (0.084 g, 0.88 mmol), LiI powder (0.228 g, 1.70 mmol), ethyl acetate (1.7 mL), triethylamine (0.60 mL, 4.3 mmol), and TMSCl (0.44 mL, 3.4 mmol) were added sequentially. After 10 minutes a solution of crotonaldehyde (36 µL, 0.42 mmol, 0.49 equivalents) in 0.21 mL of ethyl acetate was added via syringe pump over one hour. The reaction mixture was analyzed by GC (~90% diastereomeric purity) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was purified by MPLC (30% EtOAc/70% Hexanes) to give 0.086 g (66%) of 2b. 1 H NMR (500 MHz, CDCl 3 ) δ 7. 2H, ArH), 3H, ArH), 5.78 (ddq, J = 15.5, 6 .5 x 3, 1.0 Hz, 1H), 5.54 (ddq, J = 15.0, 7.0, 1.5 Hz, 1H), 4.69 (dddd, J = 10.0, 7.5, 3.0, 3.0 Hz, 1H), 4.21 (dd, J = 9.0, 7.0 Hz, 1H), 4.16 (dd, J = 9.0, 3.0 Hz, 1H), 3.94 (app p, J = 7.0 Hz, 1H), 3.29 (dd, J = 13.5, 3.5 Hz, 1H), 2.78 (dd, J = 13.5, 9.5 Hz, 1H), 2.54 (s, 1H, -OH), 1.73 (dd, J = 6.5, 1.0 Hz, 3H), and 1.17 (d, J = 6.5 Hz, 3H). 13 C NMR (125 MHz, CDCl 3 ) δ 176. 6, 153.7, 135.4, 131.7, 129.7, 129.3, 129.1, 127.5, 75.9, 66.2, 55.7, 43.5, 38.0, 17.9, 14.7 GC-MS (silylated) t r = 12.9 min; m/z: 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, 2976 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 2939 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 2920 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 2883 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1782 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1695 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1502 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1455 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1392 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1349 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1257 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1211 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1103 375, 360, 305, 290, 285, 198, 183, 170, 155, 143, 117, 109, 91, 75, and 73. IR (neat) 3518, 3029, , 1014 , and 702 cm Method A: To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.100 g, 0.429 mmol), MgCl 2 (0.042 g, 0.44 mmol), LiI powder (0.117 g, 0.873 mmol), ethyl acetate (0.85 mL), triethylamine (0.30 mL, 2.2 mmol), and TMSCl (0.22 mL, 1.7 mmol) were added sequentially. After 10 minutes isobutyraldehyde (3c, 150 µL, 1.28 mmol) was diluted to 0.75 mL with ethyl acetate and added via syringe pump over three hours. The reaction mixture was analyzed by GC (~70% diastereomeric purity) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was purified by MPLC (30% EtOAc/70% Hexanes) to give 0.058 g (44%) of 2c.
To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.202 g, 0.867 mmol), MgCl 2 (0.083 g, 0.87 mmol), LiI powder (0.230 g, 1.72 mmol), ethyl acetate (1.7 mL), triethylamine (0.60 mL, 4.3 mmol), and TMSCl (0.44 mL, 3.4 mmol) were added sequentially. After 10 minutes a solution of isobutyraldehyde (3c, 39 µL, 0.43 mmol, 0.50 equivalents) in 0.21 mL of ethyl acetate was added via syringe pump over one hour. The reaction mixture was analyzed by GC (~73% diastereomeric purity) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was purified by MPLC (30% EtOAc/70% Hexanes) to give 0.057 g (43%) of 2c. 1 H NMR (500 MHz, CDCl 3 ) δ 7.53-7.32 (m, 2H, ArH), 7.29-7.24 (m, 3H, ArH), 4.68 (dddd, J = 10.0, 6.5, 3.0, 3.0 Hz, 1H), 4.19 (dd, J = 9.0, 7.0 Hz, 1H), 4.17 (dd, J = 9.0, 3.0 Hz, 1H), 4.05 (app p, 7.0 Hz, 1H), 3.51 (dd, J = 7.5, 4.5 Hz, 1H), 3.34 (dd, J = 13.5, 3.5 Hz, 1H), 2.76 (dd, J = 13.5, 4.5 Hz, 1H), 2.67 (s, 1H, -OH), 1.84 (doublet of septets, 4.5, 7.0 Hz, 1H), 1.21 (d, J = 7.0 Hz, 3H), 1.01 (d, J = 6.5 Hz, 3H), and 0.97 (d, J = 7.0 Hz, 3H). 13 C NMR (125 MHz, CDCl 3 ) δ 177. 6, 153.9, 135.4, 129.6, 129.2, 127.5, 79.8, 66.2, 55.8, 40.6, 38.0, 30.8, 20.1, 15.9, 15 GC-MS (silylated) t r = 12.9 min; m/z: 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, 2963 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 2939 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 2877 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 1778 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 1688 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 1598 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 1449 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 1381 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 1351 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 1291 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 1205 377, 362, 334, 305, 290, 250, 234, 201, 185, 157, 145, 117, 91, and 73. IR (neat) 3535, 3026, , 1100 , and 696 cm , and TMSCl (0.22 mL, 1.7 mmol) were added sequentially. After 10 minutes cyclohexanecarboxaldehyde (3d, 150 µL, 1.28 mmol) was diluted to 0.75 mL with ethyl acetate and added via syringe pump over three hours. The reaction mixture was analyzed by GC (~88% diastereomeric purity) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was purified by MPLC (30% EtOAc/70% Hexanes) to give 0.090 g (61%) of 2d.
To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.200 g, 0.858 mmol), MgCl 2 (0.083 g, 0.87 mmol), LiI powder (0.233 g, 1.74 mmol), ethyl acetate (1.7 mL), triethylamine (0.60 mL, 4.3 mmol), and TMSCl (0.44 mL, 3.4 mmol) were added sequentially. After 10 minutes a solution of cyclohexanecarboxaldehyde (3d, 52 µL, 0.43 mmol, 0.50 equivalents) in 0.21 mL of ethyl acetate was added via syringe pump over one hour. The reaction mixture was analyzed by GC (~88% diastereomeric purity) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was purified by MPLC (30% EtOAc/70% Hexanes) to give 0.079 g (53%) of 2d. 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, 2922 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 2852 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1780 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1693 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1596 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1577 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1450 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1386 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1348 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1209 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1108 417, 402, 334, 305, 290, 250, 225, 207, 185, 157, 117, 103, 95, 91, and 73. IR (neat) 3478, , 1015 , and 700 cm -3-((2R,3R)-3-hydroxy-2-methylhexanoyl)oxazolidin-2-one. (2e) Method A: To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.100 g, 0.429 mmol), MgCl 2 (0.041 g, 0.43 mmol), LiI powder (0.113 g, 0.843 mmol), ethyl acetate (0.85 mL), triethylamine (0.30 mL, 2.2 mmol), and TMSCl (0.22 mL, 1.7 mmol) were added sequentially. After 10 minutes butyraldehyde (3e, 116 µL, 1.28 mmol) was diluted to 0.75 mL with ethyl acetate and added via syringe pump over three hours. The reaction mixture was analyzed by GC (diastereomers overlap) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was observed by NMR (~56% diastereomeric purity) and purified by MPLC (30% EtOAc/70% Hexanes) to give 0.037 g (28%) of 2e.
To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.199 g, 0.854 mmol), MgCl 2 (0.081 g, 0.85 mmol), LiI powder (0.229 g, 1.71 mmol), ethyl acetate (1.7 mL), triethylamine (0.60 mL, 4.3 mmol), and TMSCl (0.44 mL, 3.4 mmol) were added sequentially. After 10 minutes a solution of butyraldehyde (3e, 38 µL, 0.43 mmol, 0.50 equivalents) in 0.21 mL of ethyl acetate was added via syringe pump over one hour. The reaction mixture was analyzed by GC (diastereomers overlap) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was observed by NMR (~56% diastereomeric purity) and purified by MPLC (30% EtOAc/70% Hexanes) to give 0.039 g (30%) of 2e. 1 H NMR (500 MHz, CDCl 3 ) δ 7.35-7.32 (m, 2H, ArH), 7.29-7.23 (m, 3H, ArH), 4.68 (dddd, J = 10.0, 7.0, 3.0, 3.0 Hz, 1H), 4.20 (dd, J = 9.0, 7.0 Hz, 1H), 4.17 (dd, J = 9.0, 3.0 Hz, 1H), 3.89 (app p, J = 7.0 Hz, 1H), 3.74 (app q, J = 6.0 Hz, 1H), 3.32 (dd, J = 13.5, 3.5 Hz, 1H), 2.78 (dd, J = 13.5, 10.0 Hz, 1H), 2.55 (d, J = 7.0Hz, 1H, -OH), 1.63-1.55 (m, 2H), 1.51-1.39 (m, 2H), 1.22 (d, J = 6.5 Hz, 3H), and 0.96 (t, 7.0 Hz, 3H). 13 C NMR (125 MHz, CDCl 3 ) δ 177. 1, 153.8, 135.4, 129.7, 129.2, 127.6, 74.6, 66.3, 55.7, 43.5, 38.1, 37.4, 18.9, 14.9, 14 GC-MS (silylated) t r = 12.9 min; m/z: 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, 2967 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 2940 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 2879 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1779 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1698 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1495 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1456 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1387 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1352 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1290 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1210 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1113 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1077 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1052 377, 362, 334, 305, 290, 250, 244, 185, 172, 157, 145, 117, 91, and 73. IR (neat) 3513, 3067, 3037, , 1013 , and 849 cm Method A: To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.100 g, 0.429 mmol), MgCl 2 (0.041 g, 0.43 mmol), LiI powder (0.115 g, 0.858 mmol), ethyl acetate (0.85 mL), triethylamine (0.30 mL, 2.2 mmol), and TMSCl (0.22 mL, 1.7 mmol) were added sequentially. After 10 minutes 3-methyl-2-butanal (3f, 138 µL, 1.29 mmol) was diluted to 0.75 mL with ethyl acetate and added via syringe pump over three hours. The reaction mixture was analyzed by GC (diastereomers overlap) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was observed by NMR (~63% diastereomeric purity) and purified by MPLC (30% EtOAc/70% Hexanes) to give 0.080 g (59%) of 2f.
To an oven dried reaction vessel equipped with a stirbar, oxazolidinone 1 (0.201 g, 0.862 mmol), MgCl 2 (0.082 g, 0.86 mmol), LiI powder (0.232 g, 1.73 mmol), ethyl acetate (1.7 mL), triethylamine (0.60 mL, 4.3 mmol), and TMSCl (0.44 mL, 3.4 mmol) were added sequentially. After 10 minutes a solution of 3-methyl-2-butanal (3f, 46 µL, 0.43 mmol, 0.50 equivalents) in 0.21 mL of ethyl acetate was added via syringe pump over one hour. The reaction mixture was analyzed by GC (diastereomers overlap) and passed through a plug of silica gel using ethyl acetate as the eluent. After removing the solvent in vacuo, 4 mL of methanol was added, along with 25 mg of p-TsOH. After 15 minutes the desilylation was complete as judged by TLC. After concentration in vacuo the desilylated mixture was observed by NMR (~63% diastereomeric purity) and purified by MPLC (30% EtOAc/70% Hexanes) to give 0.066 g (49%) of 2f. 1 H NMR (500 MHz, CDCl 3 ) δ 7. 5H, ArH), 4.69 (dddd, J = 10.5, 6.5, 3.0, 3.0 1, 153.7, 135.4, 129.6, 129.2, 127.6, 73.1, 66.2, 55.8, 44.6, 43.9, 38.1, 24.7, 24.0, 21.8, 14.9 GC-MS (silylated) t r = 13.1 min; m/z: 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, 2960 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 2940 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 2871 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1779 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1702 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1498 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1456 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1388 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1351 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1289 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1210 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1107 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1076 391, 376, 334, 305, 290, 250, 244, 234, 199, 159, 157, 144, 117, 103, 91, and 73. IR (neat) 3517, 3063, 3037, , 1053 , and 817 cm 
